Refinement R[F 2 > 2σ(F 2 )], wR(F 2 ), S 0.062, 0.136, 1.04
No. of reflections 4248
No. of parameters 281
No. of restraints 1 H-atom treatment H atoms treated by a mixture of independent and constrained refinement Δρ max , Δρ min (e Å −3 ) 0.25, −0.17
Computer programs: CrysAlis PRO, SHELXS97 (Sheldrick, 1990) , SHELXL97 (Sheldrick, 1997), X-SEED. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with Fset to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger. The structure was solved by direct methods. The asymmetric unit contains half the molecule (inversion symmetry). All non H-atoms are refined anisotropically. The H-atoms are placed in calculated positions except for H1 which was found. The thermal parameter was fixed to 1.2 times that of the parent atom and the O1-H1 bond length is restrained (DFIX) to 0.95 A. (9) 0.0265 (9) 0.0318 (10) 0.0087 (7) 0.0142 (7) 0.0159 (8) N1 0.0227 (10) 0.0278 (10) 0.0249 (11) 0.0024 (8) 0.0045 (8) 0.0105 (9) N2 0.0237 (10) 0.0212 (10) 0.0248 (10) 0.0047 (7) 0.0048 (8) 0.0122 (8) C1 0.0338 (13) 0.0196 (12) 0.0292 (13) 0.0067 (10) 0.0091 (11) 0.0097 (10) C2 0.0276 (13) 0.0269 (13) 0.0302 (14) 0.0034 (10) 0.0055 (10) 0.0142 (11) C3 0.0221 (12) 0.0314 (13) 0.0315 (14) 0.0056 (10) 0.0063 (10) 0.0160 (11) C4 0.0221 (12) 0.0309 (13) 0.0280 (13) 0.0042 (9) 0.0088 (10) 0.0138 (11) C5 0.0319 (13) 0.0247 (12) 0.0286 (13) 0.0106 (10) 0.0115 (10) 0.0127 (11) C6 0.0302 (14) 0.0345 (14) 0.0318 (14) −0.0049 (10) 0.0058 (11) 0.0114 (12) C7 0.0220 (12) 0.0363 (14) 0.0265 (13) −0.0012 (10) 0.0052 (10) 0.0092 (12) C8 0.0308 (14) 0.0353 (15) 0.0398 (16) −0.0022 (11) 0.0048 (12) 0.0070 (13) C9 0.0329 (15) 0.0557 (19) 0.0263 (15) −0.0061 (12) 0.0006 (11) 0.0003 (13) C10 0.0329 (15) 0.068 (2) 0.0326 (16) 0.0014 (13) 0.0003 (12) 0.0216 (15) C11 0.0386 (16) 0.0511 (17) 0.0446 (18) 0.0060 (13) 0.0035 (13) 0.0233 (15) C12 0.0287 (13) 0.0379 (15) 0.0298 (14) 0.0026 (11) 0.0062 (11) 0.0078 (12) C13 0.0287 (13) 0.0239 (12) 0.0220 (13) 0.0055 (9) 0.0055 (10) 0.0085 (10) C14 0.0230 (12) 0.0233 (12) 0.0184 (12) 0.0032 (9) 0.0002 (9) 0.0083 (10) C15 0.0206 (11) 0.0251 (12) 0.0220 (12) 0.0013 (9) 0.0013 (9) 0.0109 (10) C16 0.0188 (11) 0.0216 (12) 0.0210 (12) 0.0015 (9) 0.0010 (9) 0.0060 (10) C17 0.0226 (12) 0.0186 (11) 0.0223 (12) 0.0046 (9) −0.0001 (9) 0.0078 (10) C18 0.0217 (12) 0.0255 (12) 0.0181 (12) 0.0036 (9) 0.0007 (9) 0.0099 (10) C19 0.0236 (12) 0.0292 (13) 0.0204 (12) 0.0067 (9) 0.0055 (9) 0.0094 (10) C20 0.0234 (12) 0.0248 (12) 0.0281 (13) 0.0047 (9) 0.0084 (10) (2) 3.055 (2) 138 (3) Symmetry code: (i) −x+2, −y+1, −z+1.
